Ethylenedithio)(2-hydroxypropylene-1,3 dithio) tetrathia-fulvalene (H1)
A solution of protected donor 7 (0.55 g, 1.21 mmol) in THF (30 mL) and 6M HCl solution (6.5 mL) was stirred under nitrogen for 40 h. The solution was neutralized by the addition of solid A suspension of trithione 9 (2.60 g, 13.3 mmol) and 3,3-bis(hydroxymethyl)cyclopent-1-ene(1.30 g, 10.2 mmol) in toluene (50 ml) was refluxed for 17 h under nitrogen. After cooling to room temperature the reaction mixture was filtered, and the solid residue was washed thoroughly with acetone/THF (1:1). Combined washings and filtrate were decolourised with active carbon by heating for 15 min. The mixture was filtered and the filtrate evaporated to yield a yellow solid, which was purified by chromatography on silica. Impurities were eluted with hexane:ethyl acetate (1:8) , and then the product was eluted with THF/hexane (3:1). Recrystallization from THF/hexane gave 10 as a yellow solid (2.18 g, 66%), m.p.168-169°C;  H (300 MHz, DMSO-d 6 ):
4.69 (2H, t, J = 5.1Hz, 2  OH), 4.10 (2H, m, 2  4a-,7a-H), 3.27 (4H, m, 2  6-CH 2 OH ), 2.00 (2H, m, 5-,7-H α ), & 1.70 (2H, m, 5-,7-H β Thione 10 (1.40 g, 4.32 mmol) was dissolved in dry pyridine (15 ml) under nitrogen, the solution cooled to 0 o C, after which time a solution of acetic anhydride (0.88 g, 8.64 mmol) in dry pyridine (5 ml) was added and the mixture stirred at RT for 24 h under nitrogen. The mixture was partitioned between DCM (100 ml) and water (60 ml). The organic layer was separated and washed sequentially with HCl (1M) (360 ml) and water (280 ml), and dried over MgSO 4 .
Removal of solvent afforded 11 as a thick yellow oil which solidified upon storing at RT (2.67 g, Glacial acetic acid (13 ml) followed by mercury(II) acetate (4.94 g, 15.5 mmol) were added to a solution of thione 11 (2.53 g, 6.20 mmol) in chloroform (40 ml) and the mixture stirred for 3 hat RT. The mixture was filtered, water (50 ml) added to the filtrate and the mixture neutralized with 
(cis-4,4-Bis(hydroxymethyl)cyclopenta-1,2-dithio)(ethylene-dithio)tetrathiafulvalene (H2)
A solution of the bis(acetyl) protected donor 13 (1.17 g, 2.06 mmol) in THF (50 mL) and 6M
HCl solution (22 mL) was stirred under N 2 for 43 h. THF (80 mL) was added and the mixture was neutralized by the addition of solid NaHCO 3 . The organic layer was collected and dried over MgSO 4 . The crude product was purified by chromatography on silica firstly eluted with THF: hexane (3:2) to remove side products, followed by THF to elute H2. 
(+/-) (1'R,5R)-and (1'R,5S)-5-(1'-acetoxybutyl)-[1,3]dithiolo[4,5-b][1,4]dithiin-2-thione (15)
Thione 14 (2.12 g, 7.16 mmol) was dissolved in dry pyridine (20 ml) and the solution was cooled to 0 o C. A solution of acetic anhydride (0.94 g, 9.20 mmol) in dry pyridine (5 ml) was added, and the mixture was heated at 70 o C for 24 h under nitrogen. Afternoon cooling to RT, water (50 ml) was added to the mixture, and it was extracted with DCM (340 ml). The organic phase was separated and washed sequentially with HCl (1M) (360ml) and water (250 ml), and dried over 
(+/-) (1'R,5R)-and (1'R,5S)-5-(1'-Acetoxybutyl)-[1,3]dithiolo [4,5-b][1,4]dithiin -2-one (16)
Glacial acetic acid (6 ml) followed by mercury(II) acetate (4.70 g, 14.8 mmol) were added to a solution of thione 15 (2.00 g, 5.91 mmol) in chloroform (30 ml). The mixture was stirred for 3 h at RT and then filtered. Water (40 ml) was added to the filtrate, the mixture was neutralized with 
(+/-) (1''R,5R)-and (1''R,5S) (1''-Acetoxybutyl) bis(ethylenedithio)tetrathiafulvalene (17)
A suspension of oxo compound 16 (1.54 g, 4.78 mmol) and unsubstituted thione 6 (2.13 g, 9.56 mmol) in dry triethyl phosphite (7 ml) was heated to 90 o C under nitrogen for 24 h. The mixture was cooled to RT and triethyl phosphite was removed by distillation under reduced pressure. 
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